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General Experimental
Infra-red spectra were recorded neat as thin films. The intensity of each band is described as s (strong), m (medium) or w (weak) and with the prefix v (very) and suffix br (broad) where appropriate. are coincident but coupling constants cannot be readily assigned. In analyzing AB systems, where the resonance pattern forms two well-separated groups, each of two lines, these are separately reported as "A of AB" and "B of AB", along with J A-B . In analyzing ABX (and similar) systems, where the resonance pattern forms two, clearly separated groups of lines (two sets of four lines for an ABX system), these are reported as "A of ABX" and "B of ABX", along with J A-B , which can be directly measured from the spectrum. Whilst J A-X cannot strictly be measured directly from the spectrum, the value obtained from the spectrum is sufficiently close to the actual value for it still to be useful;
however it is acknowledged that the value quoted for J A-X is not the true value.
Connectivities were deduced from COSY90, HSQC and HMBC experiments. Mass spectra were recorded on a liquid chromatography time-of-flight (LCT) spectrometer utilizing electrospray ionization with a methanol mobile phase and are reported as (m/z S6 (%)). HRMS were recorded on a LCT spectrometer using a lock mass incorporated into the mobile phase. Melting points were determined using open capillaries and are uncorrected.
Reactions were monitored by thin layer chromatography using pre-coated glass-backed silica plates (60A F 254 ) and visualized by UV detection (at 254 nm) or by staining with ammonium molybdate(IV) -cerium(IV) sulfate staining dip, or 5% phosphomolybdic acid in EtOH (MPA spray), or 1% α-naphthol, 5% H 2 SO 4 in EtOH. Column chromatography was performed on silica gel (particle size 40−63 µm mesh).
All reactions were conducted in oven-dried (140 °C) or flame-dried glassware under a All reagents were obtained from commercial sources and used without further purification unless specified otherwise. CH 2 Cl 2 was freshly distilled under N 2 from CaH 2 . THF were freshly distilled under N 2 from sodium benzophenone ketyl. All solutions are aqueous and saturated unless specified otherwise. Pyridine was distilled from KOH and stored over 4 Å molecular sieves. The solution was stirred at 75 ºC for 1 h under an Ar atmosphere and then cooled to rt.
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The mixture was poured into ice-water (500 mL) and extracted with hexane (3 × 300 mL). The combined organic extracts were washed with H 2 O (3 × 300 mL), dried A solution of hexacosanoic acid (44 mg, 0.11 mmol) in (COCl) 2 (2.00 mL) was stirred at 70 °C for 2 h, after which time, the solution was cooled to rt, and the (COCl) 2 was removed under a stream of dry argon. The residual volatiles were removed under reduced pressure. The resulting crude acyl chloride was dissolved in THF (1.25 mL) and added, with vigorous stirring, to a solution of amine 10 (50 mg, 0.10 mmol) in THF / NaOAc (aq) (8 M) (1:1, 2.5 mL). Vigorous stirring was maintained for 2 h, after which time, the mixture was left to stand and the phases were separated. The aqueous phase was S18 extracted with THF (2 × 2.5 mL), and the combined organic phases were evaporated under reduced pressure. Purification of the residue by flash column chromatography mmol) in acetone (3.5 mL) and MeOH (4.7 mL) at 0 °C. The reaction mixture was allowed to warm to rt. After 8 h, the reaction was quenched by the addition of NaHCO 3
